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Tentaotive Procedure

Method 4~ S August 38,1945

Determination of "I" in Sludges from the Disposal Plant i PORT NO.
Settling Tank

Sample Size and Preparation: K Z_/;Z,ZL_

7eigh 25 grams of the well-mixed sample into a 800 mi. beaker, dilute to
300 ml. with distilled water, stir well and neutralize with ICl. Allow sample
to leach over night or at & low heat with frequent stirring for two hours.

If they were allowed to stand over night heat to almost boiline and while
wot add slowly by pouring down the stirring rod, with o waich glass pattially .
over the beaker, concentrated 1’.9301 to a complete precipitation. Fsually 25 ml.
of the 1,50, is sufficient to cHusé complete precipitation. Care must be taken
in addin? tRe 1,80, in order to avoid aay loss by spatterisg.

The samples.are next cooled in a cold water bath and filterec through
“hatmen - 1 filter:paper. Tash percipitate five or gix times with a 5 3 stezw

solubion. v e

Toil down clear filtrate to a volume where the salis begin to dropé._ont;- ,'_3_——!3

el solution, cool again in a cold weter bath and filter off peecipitated salts - I
by using a Jo. 1 filter -aper, washing precipitate with the 5 3 Tput. wash

=R 'solution. : i
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L om 2 4dd 10 ml of 3 [ UsC, solution to filtrate stir well aad acd slowljsddy ———

e mffaac-ﬁ wabil foaming stops Snd the solution shows blue to litmus paper th

£~ 2=3 p@s in oxcess.

;: Cover beakers with glasses and boil for 3 to 4 minutes, remove [rom heat
gy a-and allow to stt?:nd until precipitate of iron hydroxide has collected and settled.
g g__’r‘ilter through 1 12,5 on filt.r paper and wash ppt an d beaker with hot lisé
| tilled water which haz had added 23 ;ms of Ja,C0, per liter. A small amount of
:., = paper pulp may be neceasary in order to obtain a ¢lear solution. A convenient
- L size vessel to receive filtrante in is a 400 ml. beaker,. ‘

F Qemove filtrate from {ilters; disearding precipitate; and add conc. Hy50,
iR slowly until foaming ceases and add 3-5 a1 in excess. Add glass beads, cover =
2 peakers with watch glasses and boil down to @ volume of approx. 100 ml, or to
st the place where vpt. of salts begins and remove from heet. Bumping maybe cut
’q&m §+ jown conveniently by the placing of a abrip of filter paper on the tip of a stir-

ing rod in the solution. Dilute sample to about 200 ml. and place back on heat.
“mile tho solutions are boiling add 50 % WH,CH solubion.The Hil,ON should be added
cautiously to avoid spattering or bumping until & yellow focculant preceipitate
is formed and then acd 5 ml. of HE,0H in excess, giving a strong odor of ammonia.
Zring back to boiling on hot plate. On removing from heat add approx. 5 ml. of cold
cone. VH,OH to solution a nd set aside for a few minutes until precipitate has
collected and se tled, iThen they have settled sufficiently filter through # 42
2 % rilter paper on which a little paper pulp has been added. ‘‘ash ppt. amd beaker

2 well with hot distilled water to which has been adced E%HQOH to & Gistinct ammonia
2 odor.

Aq onqnd sy 03
JuWINO0pP SHYL

2%

PO VONBUION]

% After thoroughly washing beaker and precipita te with the ammonia water
S add 100 nl. of a 1:10 solution of H,80, to the original beaker, warm snd pour over
the filter, dissolving the yellow precipitate; catching the filtrate in a 250 nml.
veaker, washing the beaker and filter paper well with hot distilled water. If the
samples have shown a high percentage of copper and nickel it is a good precautio:
to roprecipitate +the rellow "M hydrate egein following the seme procedure as
riven above. arbide and Carbon Chemicals

' Corporation, Operating Contractor for

the U.S. Atomic Energy Commission.
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fter the gsolutioc: of the yellow precipitate or "I has Leen cizsolved in
the 1:10 .50 golution cool to room temperature and add dropwise 2 solubion of
S % 0. until the sample shows a poermanent pink color. At this stage the solutions
are rcacv to be/ passed through the Jomes -inc Teductor which has pr evisoisly had
s blank cetermined on it as follows:

Take 100 ml. of the 1:10 H.S0, solution which hacbeen turned a lizht pink
with ¥/n0.,and run throuzh the Reductor at thr rate of gome 350-4C0 c.ce in ten
minutss. .fter thorougly washing the fLeductor with distilled water titrate the re=
duged solution with the standardKinO, solution previously steaducdized, The blank .

- shbulc mot amount to more than 0.50 fil. of the standard ¥m0,, If the blank should
ba over 0,50 mi. or not conctant, the _eductor should be continuvally washed with
1310 solution of XS0 and distilled water vntil the blank is lowered aand bocomes
sSonstant. {The Reaucfor should never te allowed %o go dry before or during a
“détermination.)

: hen the blank has been arrived at the unkown samples are ruz through the
reductor into 500 ml. Brlrameyer flask at the rate of speed as the blank and washed
until the total volume os approx. 400 mi. Remove flask {ron the reductor and bubble
air through/ them for 5-10 minutes thus oxidizing eny of the "T" which was reduced
Ly the reductor to below a valence of four back to that valency.

After reduction end sersticn of the samples they are titrated to a faind
pink coloration with the standardized solution solubion of Klin0,., One ml. of 1xX
solution/of K0, is equivalent to - 0.119 gms of "T", N

Calculifions:

(ml X mo, x Jormality of ¥mo) x 0.119 =
25

1 c.c. of normal Emn , is equivalent to 0.115 gms. "T%.

&

x 100 = 7 "D".
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